To a solution of phthalaldehydic acid (23 g, 153 mmol) in toluene (150 mL) was added homoveratrylamine (25 mL, 153 mmol) and the mixture was refluxed with stirring under a Dean-Stark trap for 2 hours at 413 K. The reaction mixture was then treated with polyphosphoric acid (80 g) and kept at 373 K for 10 minutes. The red mixture was dissolved in 100 mL water, neutralized with NH 3 and extracted with chloroform (700 ml). The chloroform extract was dried over anhydrous sodium sulphate, concentrated to dryness, and the residue subjected to flash chromatography on silica gel, eluting with hexane-ethyl acetate 95:5 (v/v) to give 5-methoxy-6-hydroxy-2,3-dihydro-7H-dibenzo[de,h]quinolin-7-one (3.83 g, yield 9%) crystallized in MeOH as red needles.
Source of material
To a solution of phthalaldehydic acid (23 g, 153 mmol) in toluene (150 mL) was added homoveratrylamine (25 mL, 153 mmol) and the mixture was refluxed with stirring under a Dean-Stark trap for 2 hours at 413 K. The reaction mixture was then treated with polyphosphoric acid (80 g) and kept at 373 K for 10 minutes. The red mixture was dissolved in 100 mL water, neutralized with NH 3 and extracted with chloroform (700 ml). The chloroform extract was dried over anhydrous sodium sulphate, concentrated to dryness, and the residue subjected to flash chromatography on silica gel, eluting with hexane-ethyl acetate 95:5 (v/v) to give 5-methoxy-6-hydroxy-2,3-dihydro-7H-dibenzo[de,h]quinolin-7-one (3.83 g, yield 9%) crystallized in MeOH as red needles.
Experimental details
The low ratio of N(hkl)gt/N(param) of about 5 is due to the low quality of the crystal and to its partial descomposition.
Discussion
The 5-methoxy-6-hydroxy-2,3-dihydro-oxoisoaporphine molecule is largely planar with two methylene carbons, C2 and C3, forming a torsion angle C6-N1-C2-C3 of 25.9(10)°. The methoxyl group carbon is coplanar with the aromatic ring with a C16-O18-C19 angle of 117.5(4)°. An intramolecular hydrogen bond is also observed d(O21···H20) = 1.824 Å since the bond d(H20-O20) is considerably shorter (0.820Å). 
